C 23 H 23 N 3 O 6 , monoclinic, P21/c (no. 14), a = 11.235(6) Å,
Source of material
The solution of 4-nitrobenzaldehyde (151 mg, 1 mmol), o-phenylenediamine (108 mg, 1 mmol), ethyl propiolate (245 mg, 2.5 mmol) and 0.1 mL acetic acid in ethanol (20 mL) was heated in a steam bath for 2 h. The reaction mixture was evaporated to dryness in vacuo. The residue was purified by flash column chromatography (silica gel) using EA/hexane (10−15%) to afford a yellow solid. Yield, 354 mg, 81%. The title compound (87 mg, 0.2 mmol) was dissolved in 30% EA/Hex, and slowly evaporated at room temperature. After six days, yellow crystals were obtained.
Experimental details
Using Olex2 [1] the structure was solved with the SHELXS refinement package [2, 3] . All of the hydrogen atoms were placed in the calculated positions.
Comment
Benzo[b] [1, 4] diazepines are important nitrogen-containing heterocyclic compounds, which have extensive applications in synthetic chemistry [4] [5] [6] and medicinal chemistry [7] [8] [9] [10] . The crystal structure of title compound is shown in the figure. The NMR results are consistent with the proposed structure. The bond lengths and angles in the title molecule are in the normal ranges. In conclusion, an efficient and novel one-pot multi-component approach to the synthesis of benzo[b] [1, 4] diazepines from simple and readily available starting materials under refluxing conditions without modifications has been developed. We hope that this approach may be of value to others seeking novel synthetic fragments for medicinal chemistry.
